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Comment
The title compound ( Fig.1 ) was prepared as a starting material for a Suzuki cross coupling reaction with a pinacol ester.
The C11-C12-N angle is 178.4 (3)°, and the plane of that grouping makes an angle of 42.5 (1)° with the plane of the naphthalene ring, while the N atom is displaced 1.174 (4) Å from the plane of the naphthalene ring. As shown in Figs. 2 and 3, the molecules form alternating layers when viewed edge-on and form columns when viewed along the b axis.
A search of the Cambridge Structural Database [Version 5.29; (Allen, 2002) ; CONQUEST, Version 1.10 (Bruno et al.,
2002)] yielded one comparable structure, (4-bromonapthalen-2-yl)acetonitrile (Refcode BAGTEJ; Duthie et al., 2001) . In that structure the acetonitrile C-C-N angle was 179.3°, and the plane of that grouping made an angle of 23.1° with the plane of the naphthalene ring. The N atom was displaced 0.287 Å from the plane of the naphthalene ring.
Experimental
Synthesis of 1-bromo-2-methylnaphthalene (II) ( Fig. 4) . A solution of 2-methylnaphthalene (I) in acetic acid was stirred while an equivalent amount of Br 2 in acetic acid was added dropwise at a rate that allowed the bromine color to dissipate between drops. Upon completion of addition the mixture was allowed to stir for 1 h at which time the entire mixture was poured into water. The organic phase was separated and washed repeatedly with water to remove the acetic acid. The product was dried with K 2 CO 3 and used in the next step without further purification.
Synthesis of 1-bromo-2-(bromomethyl)naphthalene (III). N-Bromosuccinimide (1 eq) and benzoylperoxide (0.01 eq) were added to a solution of (II) dissolved in CCl 4 . The reaction was then heated to reflux and the reaction progress was monitored with GC/MS. The reaction seemed to stall out at 3 h, and an additional portion of benzoylperoxide (0.01 eq) was added and allowed to reflux for an additional 3 h. The succinimide byproduct was removed by filtration from the cooled mixture. The CCl 4 was removed and the product (III) was recrystallized from isooctane.
Synthesis of the title compound (IV). KCN (1.1 eq) was dissolved in DMSO with stirring. III (1.0 eq) was added along with additional DMSO to the stirred reaction mixture. A slight exotherm was observed, and the homogeneous mixture was allowed to stir overnight. The reaction was judged to be complete by GC/MS analysis. The reaction mixture was poured into water with stirring. The product precipitated upon addition to water. After filtering, the product was dried on a watch glass, and crystals for the diffraction study were obtained by recrystallization from a 2:1 mixture of 1,2-dimethoxyethane and ethanol.
Refinement
H atoms were constrained using a riding model. The methylene C-H bond lengths were fixed at 0.97 Å, using an idealized tetrahedral geometry, with U iso (H) = 1.2 U eq. (C). The aromatic C-H bond lengths were fixed at 0.93 Å, with U iso (H) = 1.2 U eq. (C). Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 
